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Jlanuas pabora MOCBSAINEHA H3YYEHUIO AHATUTHYIECKHX BO3MOKHOCTEHA METO/A JyTOBOTO
aromMHo-sMuccrorHoro aHanusa (JJAJA) npu onpenenenun As, Bi, Sb, Cu, Te B penrosemens-
BbIx Metamiax (PSM) u ux okcuax mocje mpeIBapUTeIbHOTO TPYIIIIOBOTO KOHIIEHTPHUPOBa-
HUS C UCIIONIb3oBanueM S,N-coepKaIlero reTeporernHoro IoIuMepHoro copoenrta. Heenemo-
BaHUsA BBIMOJIHEHBI C IPUMEHEHHEM CIIEKTPOMETPa BBICOKOTO pasperienwus «['pamm-OxcTpar,
paspaboransoro oredecrBeHHor kommanuen «BMK-Omnrosmexkrponuka». J[is Beibopa yciro-
BUI COPOIIMOHHOIO KOHIIEHTPUPOBAHNUA U3yYE€Hbl KHHETHKA COPOIIUH U 3aBUCHMOCTD CTEIIEHI
H3BJICYEHUA HpHMeceﬁ OT KHCJIOTHOCTH pacTBOpa. B Oeax OIITUMHU3AIUU IIPOIEeAYyPhI AyTO-
BOTO aTOMHO-3MIcCHOHHOTO onpenenenus As, Bi, Sb, Cu, Te paccmorpeHb! pasiudHbie cCXeMbI
MPOBEIEHN UX COPOLIMOHHOr0 KOHI[EHTPUPOBAHUA U MTOCIELYIOIIeH 00paboTKH MOyYeHHOTO
KOHIIEHTpATA ¢ J00aBIeHHEM KOJLIEKTOPA HA PasHbBIX CTAAUIX COPOITMOHHOTO Iporiecca. B ka-
YyecTBe KOJIEKTOPA TIPY AHAJIN3E PEIKO3eMeTbHBIX OKCHIOB B pab0Te UCIIOIH30BAIH Tpadu-
TOBBIU ITOPOIIIOK, YTO CBA3AHO C OTHOCUTEIHHOM IIPOCTOTOM €I0 SMUCCHOHHOTO CIIEKTPA ¥ YHH-
BEPCATIBHOCTHI0. BBIOpaHbI yCIOBUS IMPOBEINEHUsS aHAIN3a U MapaMeTphbl CIEeKTPOMETpa,
BAUSIOIINE HA AHAJUTUYIECKUN CUTHAJ (Macca M COCTaB HABECKH, (hopMa U pasMep 3JIeKTpPO-
JIOB, CHJIa TOKA U PEKUM pPabOThl TEHEPATOpa, MEKIIEKTPOIHOE PACCTOSHUE, JJIUHBI BOIH
AHATUTUYECKUX JTUHUN). McemenoBanbl KpUBbIE HCIIAPEHUS OIPe/esieMbIX IPHUMECEeH, Orpe-
neneno Bpems sxcrosuiuu As, Bi, Sb, Cu u Te B momy4eHHOM COpOIMOHHOM KOHIIEHTPATE.
[IpaBUIBHOCTD TOMYYEHHBIX PE3yILTATOB OIEHW/IN C UCIIOIb30BAHMEM CTAHAAPTHBIX 00pas-
II0B COCTABA W IIOCPEACTBOM MEKMETONHbBIX ciudeHwuil. [1o pesyibrataM HCCIemOBAHUA Pas-
paboTaHa METOIUKA JYTOBOTO XUMHUKO-ATOMHO-3MUCCHOHHOTO AHAJIM3A UTTPHS, TaJOIMHU,
HEOIMMa, eBpONWfA, CKAHAWA W WX OKCHIOB B  [JUANIA30HE  KOHIIEHTPALUH
n - (10-5 - 102) % mace.

KoaroueBbIe cIoBa: aTOMHO-OMUCCHOHHBIA aHAJIN3; AyTOBOM UCTOYHUK BO30OYKICHIS; pel-
KO3eMeJIbHbIE METAJIIbI; MHOTOKAHAIbHBIE aHAJIM3ATOPhI SMUCCHOHHBIX crieKTpoB (MAJC);
COPOILIMOHHOE KOHIIEHTPUPOBAHHE,
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The analytical capabilities of arc atomic emission determination of As, Bi, Sb, Cu, Te in rare earth met-
als (REM) and their oxides after preparatory group concentration using S,N-containing heterochain
polymer sorbent are studied on a high-resolution spectrometer “Grand- Extra” (“WMC-Optoelectron-
ics” company, Russia). Sorption kinetics and dependence of the degree of the impurity extraction on
the solution acidity are analyzed to specify conditions of sorption concentration. To optimize the proce-
dure of arc atomic emission determination of As, Bi, Sb, Cu, and Te various schemes of their sorption
preconcentration and subsequent processing of the resulted concentrate with the addition of a collector

* Pa6ora BhIIONHEHA B paMiax rocyaapcreBensoro saganums MOHX PAH B o6mactu (hyHIAMEHTATBHBIX HAYYHBIX HCCIE-
TOBaHUH.
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at different stages of the sorption process have been considered. Graphite powder is used as a collector
in analysis of rare earth oxides due to universality and relative simplicity of the emission spectrum.
Conditions of analysis and parameters of the spectrometer that affect the analytical signal (mass and
composition of the sample, shape and size of the electrodes, current intensity and generator operation
mode, interelectrode spacing, wavelengths of the analytical lines) are chosen. The evaporation curves
of the determinable impurities were studied and the exposure time of As, Bi, Sb, Cu, and Te in the re-
sulted sorption concentrate was determined. Correctness of the obtained results was evaluated using
standard samples of the composition and in comparisons between methods. The results of the study
are used to develop a method of arc chemical-atomic emission analysis of yttrium, gadolinium, neodym-
ium, europium, scandium and their oxides in a concentration range of n X (10-2 - 10-5) wt.%.

Keywords: atomic emission analysis; arc excitation source; rare earth metals; multichannel analyzers
of emission spectra MAES; sorption preconcentration.

PenxosemenbHble MeTaIBI IOMCTHHE BEPHO HA3bI-
BAlOT «BUTAMHUHAMU IIPOMBIIIIEHHOCTH». Kam i
IIeHb U3 Pa3HbIX TOYEK MUPA IMOABIAETCA HOBASI HH-
dopmarus 06 HHHOBAIIMOHHBIX Pa3pabOTKax, CBA-
sauHbix ¢ npumenennem P3M [1, 2]. Cdepsr mo-
TpebIeHus PACIIUPSIIOTCS, BO3MOKHOCTH HCIIOIb30-
BaHWs JaJeK0 He WCYepIIaHbl, HO JI060e IpHuMeHe-
ure P3M moxpasymeBaeT MCIIOIB30BaHUE BEIIECTB
C YeTKO 3aJIlaHHBIMHM YPOBHIMU XUMHYECKOH YHCTO-
ThI. B cBA3HU ¢ 9TUM OCTPO BCTaeT BOIpoc obecriede-
HUAS KOHTPOJIs KadectBa P3M u marepuanoB Ha ux
OCHOBE Ha Pa3HBIX CTAAUIX IPOU3BO/ICTBA U IIOTPEOD-
JIEHUA.

CoBpeMeHHbIe 001aCTH HAYKHU U TEXHUKU TPEOY-
0T TIOCTOSTHHOTO PACIIMPEHHs HOMEHKJIATyphl aHa-
JIM3UPYEMBIX BEI[eCTB U ONpeaedeMbIX B HUX IIPH-
Mmeceii. C TeueHreM BpeMeHU TpeOOBaHUS K IIpPHUMec-
HOMY COCTaBY YHCTBIX W BBICOKOUHCTHIX BEII[ECTB
yixecrouaroTcsa. Panee TpeboBaiKch BeIecTBa, YuC-
ThIE JUIIb 10 HEGOIBINON rpymmne npuMecei. B mo-
cienHee BpeMs HEKOTOpbhIe OTPAaCIH HAYKH HY:KIa-
I0TCA B BEIECTBAaX, CEPTUMUIMPOBAHHBIX ITPAKTH-
YeCKU II0 BCeM BO3MOKHBIM mpumecsiM. Kpome Toro,
U1 Pa3IUYHBIX IPUMEHEHUH OJHOTO ¥ TOTO Ke Be-
I[eCTBA HEOOXOMMMO KOHTPOJHMPOBATEH COMEP:KAHUE
Pa3IUYHBIX TPYII IpUMeced ¢ HU3KUMHU IIpeeIaMu
omupenenenus [3]. Bo MmHOrHX ciaydasx HHCTPyMEH-
TATBHOM YyBCTBUTENBHOCTH I PAfa SIEMEHTOB
OKAa3bIBAETCS HEIOCTATOYHO, U JJIS €€ MOBBIIIEeHUS
MIPUXOIUTCA KCIIOIB30BATh IPEIBAPUTEIHHOE OTIe-
JIeHVE W KOHIIEHTPUPOBaHNE IIPHUMeECEH.

[ens paborsl — paspaboTKa AYroBOrO XHUMU-
KO-CITEKTPaJIBbHOTO MeToxa ompenenenud As, Bi, Sb,
Cu, Te B peqiko3eMeNbHBIX METAIIAX TIOC/IE TPYIIMO-
BOTO COPOLIMOHHOTO KOHIIEHTPUPOBAHUS IPUMECEH.

HccmenoBanus BBIMOJIHEHBI C WCIIOJIb30BAHUEM
CIIEKTPOMETpPa BBICOKOTO pasperienns «I paug-OKcr-
pa» («BMEK-Onrosnexkrponuka»). Ciekrpomerp cos-
IaH Ha OCHOBE HOBOW HAPE3HOU HEKJIACCHIEeCKOU
BOTHYTOU AU(MPPAKIIMOHHOU PEIIEeTKA C YaCTOTOU
mrpuxoB 2400 1mrtp./MmM. CIIeKTp PErucTpUpPYOT 1Ba
amamuzaTropa MAIC, Kamablii M3 KOTOPBIX COMIEp-
JKAT MHOTOKPHUCTATIBHYI0 COOPKY, GJIOKH 3IIEKTPOH-
HOH Pperucrpanyd W NUTaHWd. DBxomHas Iesb,

BOTHyTasd [U(PAKIIMOHHAS peIIeTKA U YyBCTBHU-
TelbHbIE K WU3JIyYEHHUI0 MOBEPXHOCTH ABYX MHOTO-
KpHCTAIbHBIX COOPOK PAaCIIOIO:KeHbl Ha Kpyre Po-
ynauga guamerpom 1 M. COopka ¢ 12 gunHeldkamMu
perTucTpupyeT CHeKTpaidbHbIM guama3zoH 190 —
350 uM, a cOopka c¢ 8 munHerikamu — 385 — 470 uMm
[4].

HucTtpymenTanbHble BO3MOMKHOCTH COBPEMEH-
HOTO JyTOBOTO AaTOMHO-3MHCCHOHHOTO aHaIu3a
(/IADA) 1m03BOJAIOT MMPOBOAUTH OIIPede/ieHue He-
penkosemMenbHbIX mpuMecei B PSM u ux okcumax HA
yposHe n - 10%—n - 105 % mace., ogHako mpamoe
ompejiesieHe HEKOTOPBIX DIIEMEHTOB, B YACTHOCTH,
MBIIIbAKA, COIPIKEHO C PAAOM TPyAHOCTEH. MBIIIIb-
IK OTHOCHUTCSI K Haubojgee JETy4HM 3IeMeHTaM B
YTOJBHOM [IyTe, 3aHMMAas MECTO B HaJaje psaa Io-
cie pochopa U PTYTH U IIEpes; MeHee JIETYIUMU Kajl-
MueM, UWHKOM M cypbMoi. Hemmoroumcienunie
CIIeKTpaIbHbIe TUHUYU AS HaXOAATCA B OCHOBHOM B
KOPOTKOBOJIHOBOH 06JIACTH, IIPH 3TOM J[OTTOTHUTETh-
Hasg 00paboTKa CIIeKTpa U y4eT (PPaKIIHOHHOTO HC-
MapeHus C HOCUTEIEM He IT03BOJIAIT OIPEeneAThb
MBIIILAK HAa  TpebyemMoM ypoBHe n - 1074 -
n - 107 % macc.: HUKHAS TpaHHUIA OIPEIEITEMbIX
COZIEP:KAaHUI B JIyUIIEM CIydae HaxXOIUTCA Ha YPOB-
He n - 1073 % macc. B ¢BSI31 ¢ 9TUM IS TOCTHKEHUS
HEOOXOIUMON  YYBCTBHUTEIBHOCTH  OIPEIEeIEHUS
mbimbika B PSM u ux okcujax cieyer mpoBOIUTH
MpeIBAPUTENHHOE KOHIIEHTPUPOBAHHUE.

HsBecTHO, YTO MBIIIBIK UMEET BBICOKOE CPOJI-
CTBO K Cepe: CEPOCOIEPIKAIIINE COETUHEHUI MbBIIIIbA-
Ka — (popMa, IPUTOHAST JJIS er0 BBIEIEHNUSI U KOH-
IIEHTPHUPOBAHUA, II0ITOMYy B KadecTBe copbeHTa
MIPeIJIOKEeHO HKCIOJaB30BaTh S,N-comep:Kaliuii cop-
OeHT Ha OCHOBE MIEPBUYHOTO STHJICHIUNAMHUHA, TIOLY-
YEeHHBIH 10 PEAKIIUH THOMETHUINPOBAHUSA OIUAMHU-
HoB (DJIM).

Hsyuenue 3asucumocmu cmenenu U361e4eHUs
As om Kucnomrocmu pacmeopa. YcCTaHABIUBAIN
CTETIeHb U3BJIEUeHUA AS IIPU PA3IHYHBIX 3HAYEHUAX
pH MopenbpHOTO pacTBOpa, KOTOPBIH comep:Kan, Imo-
MuMo As, elife pAf MpUMecei, ITOCKOJIbKY OIBIT IPH-
Menenus copberra JJIM mokasan ero BeICOKyIO (-
(hbeKTUBHOCTH MPUMEHHUTEIBHO K IIHPOKOMY KPYTY
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Puc. 1. 3aBucuMOCTh CTENIEHH H3BIEYEHUT MBIIIBIKA OT
xuciaoTHOcTH pactBopa: ¢ — HCl; 6 — HySO,

9JIEMEHTOB, 00YCIOBIIEHHYIO ITPOMEKYTOYHON KOOp-
IUHALMEH COPOMPYEeMbIX 9JIEMEHTOB Yepes as3or.

Oxcunp! ueenexyembix P3M, ducThie 1Mo mmpume-
caM, Maccoi 1 I moMeIaju B CTaKaH BMECTHMOCTBIO
100 M, cmauuBanu Bogo#, pobasisaau 20 MJI coiis-
HOM KHCJOThI ¥ HArpeBajd IIpu Temieparype 60 —
70 °C mo mosHOTO pacTBopeHusi. PacTBop mepenocu-
au B Koby Ha 500 Mmi1, m06aBiaa pacTBOPHI IpUMe-
cett (Al, As, Ba, Be, Bi, B, Cd, Ca, Ce, Cs, Cr, Co, Cu,
Dy, Er, Eu, Gd, Ga, Ho, In, Fe, La, Pb, Lu, Mg, Mn,
Nd, Ni, Pr, Sm, Se, Se, Tb, Tm, V, Yb, Zn, Sb, Ge,
Hf, Mo, Nb, Si, Ag, Ta, Te, Sn, Ti, W, Zn) ¢ xouIeH-
Tparreit 100 MEr/MmiL.

Cop0bIirio MPOBOAMIN W3 COMTHOKUCIBIX U CEp-
HOKHCJIBIX CPeJl B CTaTUYECKOM peskume. Bpemsa KoH-
takra ¢as — 60 mun, Temmeparypa — 100 °C.
Kucnoraocts pacrsopa Bapwsuposanu ot 0,1 o 3 M
HCl wmn H,SO,. CoorHorienue o6mema pacrBopa
u Mmaccbl copberra 1:1 (100 mm:100 mr). Ha puc. 1
IIPUBEJICHbI JJaHHbIE 110 IIOJTHOTE H3BJICYCHUSI AS nu3
pactBopoB mcciaenyeMbix PSM pasiudHOM KHCIOT-
HOCTH.

I/I3 IIOJIY4Y€HHBIX JaHHbIX BUJIHO, YTO C YBeJIHU4e-
HUEM MOJIIPHOCTH KHCJIOT CTEIIeHb U3BJIEUYEHUs As
yMeHbIaeTcs. BhICOKHe 3HAYEHWS CTEIeHU H3BJIe-
yerus (92 — 95 %) mabimromaTCsa IIPU UCIIOJIb30Ba-
unu kak 0,1 M HCI, rak u 0,1 M H,SO,.

Bbicokme sHayeHWs CTEIIEHH U3BIEUEHHS W3
0,1 M HCI raxxe mabmomatorcs mus Bi (99 %), Te
(96 %), Cu (92 %) u Sb (98 %), yuacTrudHOE U3BICYE-
Hrie umeer Mecto B ciaydae Nb (65 %) u Sn (79 %),

HBi TelShb MCu ENb HSn
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Puc. 2. 3aBucumocTb CTEIIeHN U3BIEUEHUS IPUMECHBIX dJIe-
MeHTOB oT KucnoTHoctr pacrsopa: @ — HCL; 6 — H,SO,

npu stom u3 0,1 M HySO, oTH s/emeHThI U3BlIeKa-
IOTCSI HECKOJIBKO Xyske (puc. 2). PSM me Berymaror B
peakIuy ¢ aKTUBHBIMH I[EHTPaMu cOpOeHTa, YTOo MOo-
3BOJISIET TIOJIHOCTBIO OTHEIATH COPOHMpyeMbIe diie-
MeHThI 0T PSM-0CHOBEL.

Takum obpasom, mis copOmun As ObLT BBIOpaH
0,1 M pacreop HCI, momyTHO B moiydaemsbIit cop6-
[MOHHBINA KOHIIEHTPAT B 9THUX K€ YCAOBUAX KOJIHIe-
crBenHo ussieraworca Bi, Cu, Sb u Te. [lanvueii-
1ee HUCCIeI0BaHMEe IIPOBEIEHO [JIS STOH TIPYIIIbI
smemenTOB. llomyTHOE TrpyIIIIOBOE KOHIIEHTPHPO-
BaHHE STHX DJIEMEHTOB II03BOJIIET 00€CIIeYUTh KOH-
TPOJIb MPABUJILHOCTH PE3YJIbTATOB IPSMOI0 AYTOBO-
T'0 aTOMHO-3MHUCCHOHHOTO aHATH3a.

Runemuka u3eneuenHus npuMecHulX djaemeH-
mos. Kunerury wussimeuenuss npumeceirt mu3 0,1 M
HCI usyyanu nyrem ux ompenenenus B copbare ue-
pes raxmwsie 15 mun. [lomydyeHHble KuHeTHYECKHE
KpHUBbIe H3BJIedeHHA aHaauToB S,N-comep:xarium
copbernrom JJIM mpuBemeHs! HA puc. 3.

Ha crenensn copbuuu BiauseT BpeMs KOHTaKTa
copbenTa ¢ pacTBopoM Ipobbl. B oTcyrcrBue Harpe-
BaHWsA W 0e3 IepeMelIuBaHusa COPOIHS IIPOTEKAeT
mocrarouno memimerHo. IIpu marpesanuu mo 100 °C
M IIOCTOSTHHOM IIepEeMEeIUBAHUU CTEeleHb COpOIuu
BCeX aHaJIUTOB B mepBble 15 muu mgocturaer 40 —
50 %, a B Teuernue 60 MUH IPOXOIUT IOJHAS COPO-
nusa. Takum 06pasoM, SKCIIEPUMEHTAIBHO YCTAHOB-
JIEHBI YCJIOBHUSI COPOITMOHHOTO KOHIIEHTPHUPOBAHUA
npumeceit us PSM u MaTepuasioB HA UX OCHOBE, CXe-
Ma IIpecTaBleHa Ha puc. 4.
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Puc. 3. Kunernueckue kpuBble uspiedenus npumeceinr S,N-
cozmepsraum copberaTom JJ1M

B ITADA momy4eHHBIH KOHIIEHTPAT IpUMecei
rocJie copOIUU OKEeH UMEeTh (DOPMY, YIO00HYIO [JId
HETIOCPEICTBEHHOTO BO30YIKIEHUA CIIEKTpa OIpee-
JAEMbIX 3JIEMEHTOB, T.e. MPUMECH IOKHBI OBITH
CKOHIIEHTPHUPOBAHBI B 00beMe KOJJIEKTOpa MAajoi
MacCChI UJIN JIOKAJIHM30BAHbI HA He60JIbI.[IOI>i II0BEpPX-
HOocTH. B KavecTBe KOIIEKTOpa IIPU aHATH3E PEIKO-
3eMeNIbHBIX OKCHUIOB HCIIOJIb30BATH TPAQUTOBBIH
MIOPOIIIOK, YTO 00YCIOBIEHO OTHOCHTEIBLHOM IPOCTO-
TOH €ro SMHCCHOHHOTO CIIEKTPA U YHHUBEPCAIHHO-
CTBIO.

Haa onmTuMusanuu MPOLELYpPbl IIPOBENEHUS
HASA xomuenrtpara mpumeceil PacCMOTPEHBI pas-
JINYHbBIE CXEMBbI €r0 IOJIyYeHHs U II0CAeAyIolel 06-
paboTKw.

Cxema 1. Ilpamoti anaaus copbyUOHHO20 KOH-
yenmpama. IlonydeHHBIH B BHIOPAHHBIX YCIOBUIX
COPOITMOHHBIA  KOHIIEHTPAT OT(UIBTPOBLIBAIH,
IIPOMBIBaINA pa36aBJIeHHbIM PacTBOpOM KHCJIOTBI U
BBICYyIIMBaIK Ha Bozayxe. [lanee copbar moasepra-
JI CIIEKTPAILHOMY aHAIU3Y.

IIpu sTOM 1O06GUTHCH YIOBIETBOPUTENHHBIX pe-
3yJIbTATOB IPU AAHHOM CXeMe aHaln3a He yJalIoch
13-32 HEKOHTPOJUPYEMBIX BHIOPOCOB MPOOBI B MIPO-
1ecce 9KCIIO3UIUH, YTO IPUBOIUT K HU3KOM IOBTO-
PAEMOCTH IIOMYYEHHBIX PesyJbTAaTOB [Aaxe IIPHU
BapbUPOBAHWM YCIOBUH aHAIW3a ¥ MapamMeTpoB
cuekrpomerpa (popma u pasMep BIEKTPOJA, CHUIA
TOKA W pesxuM paboTbl reHeparopa). IlosTomy ms
IIOBBIIIIEHUA CTa6I/IJII)HOC'TI/I IIOCTYILIICHU S COp6I_II/IOH-
HOTO KOHIIEHTpATa BO BpeMs BCeH DKCIO3UIUU Ife-
jecoobpasHo pas3baBiIsATh €ro rpaUTOBBIM ITOPOIII-
KOM.

Cxema 2. Ilpsamoii anaaus copbyuonH020 KOH-
yenmpama ¢ dobasaerHuem 2paghumosozo nNOPouLKa.
CMmernruBaHve COPOIIMOHHOTO KOHIIEHTPATa C Tpadu-
TOBBIM TIOPOIIIKOM GJIATOIPHUATHO BJIMSIET HA aHAIU-
THYECKHM CHUTHAJ HccienyeMbix npumeceii. CopOru-
OHHBIN KOHIIEHTPAT CMEIIUBATIHN ¢ TPAQUTOBBIM IIO-
portikoM B cooTHorenuax 5:1, 2:1, 1:1, 1:2, 1:3. Cra-
OWIBHOCTH TIOCTYIIEHHA MPOObI M WHTEHCUBHOCTD
CIIEKTPAJIbHBIX JWHHUH CHHXPOHHO BO3PacraiT C

Ilpoda
m=1r
4
KucaoTnoe paiosenne

20341 0,5 MHCI - LngOy:
10-15 sa eecn HNOy m HCI (1:3) - Lo

T

Pasannenne
100 sen HyO -Lny 0y
100 %1 0,1 MHCL-Ln

Cxema 4

I 3 Boezemme
Beenenne copbenra TpaguToBoro
100 mr copbenta OOpOWE B
‘ HpoLecce COpOIEE
‘
CTaTH9cCRAE PesuM
Bpems — 60 MUH
narpesanue 10 100 °C
[IOCTOSIHHOE IepeMelHBaHHE )
L2
Oxnasxaenne
a0 VPLI
9 Cxema 2 - [Ipamoi
DEILTPOBaHEE AHATHS COPOUHOHEOND
01MHCI KOHIEHTPATa ©
dwmTp - "Genas nenra” AoGARTEHREM
rpad
nopomka
Cxessa 3 = Bricymapanne
Jobaenemme HEK -aammna
rpadETOBOTO i Cx!a:l 1-
NOpOMIKA B OPOmecce nI-'B—“’H AHAIHI
PacTBOpLHER copbaTta C P i Tpar CUPULHOHHEOIG

KOHUEHTpaTa

Puc. 4. Cxema nosryuyenus cOpOIIMOHHOIO KOHIIEHTPATAa

YBEJIMYEHUEM COMep:KaHus rpaduTOBOrO MOPOIIKA,
mpu cootHoienun 1:1 Habmomaerca crabHIbHOE
MOCTYTUIEHUE 3JIEMEHTOB MPOOBI B ILIA3MY JTYTOBOTO
paspsana. [lanbmeiiniiee yBeaudyeHHe COJEPIKAHUA
rpaUTOBOTO ITOPOIIKA HE MPUBOTUT K YCHUICHUIO
QHAJIUTUYECKOTO CHUTHAJIA, HO MOKET CIY:KUTh WC-
TOYHHKOM [OTIOJTHUTEIbHBIX OMINOOK, CBI3AHHBIX C
pasbasiieHrieM IIPOObI IPU OIIPEIeIEHHN HU3KUX CO-
JEeP/KaHU UCCIIEeyeMbIX TTIPUMECE.

Jlanuas cxema mpocra, He TpeOyeT IOIOIHH-
TENbHBIX CTAUIH MOATOTOBKH, U €€ BHITIOJIHEHUE 3a-
HUMaeT MUHUMAJIbHOE KOJIMYEeCTBO BPEeMEHH .

Cxema 3. Jlobasaenue zpagpumosozo nopourka
8 npoyecce pacmeoperus copbama. IlomyueHHBIH
COPOITMOHHBIN KOHIIEHTPAT MOMEIIATIN B KBAPIIEBYIO
YaIky, obasaanu 2 — 5 My pa3baBIeHHOH a30THOM
KHCJIOTHI ¥ HATPEBAJIH [0 MOJHOTO pacTBopenusd. [lo
Mepe HarpeBauus kommoHeHTb! MaTpuibl C, N u S
OKHCJISIOTCS 710 OKCHIOB U BBIAESIOTCA U3 PACTBO-
pa, a uccieayeMble IPUMECH B BUIE KOMILIEKCHBIX
coenuHeHni ocrtaTcsi B pacrsope. Copmepsxumoe
YaINIKd HATPEeBAJIU HA BOIAHOU OaHe [0 HAYAIA BbI-
nenenus napos SOs, nobasmsau 1 — 2 mu ecmecu HCI
u HNO; u 100 Mr opoIIiKoBoro rpayura u ymuapu-
BaJIH OCYXA.

Jlamuas cxeMa MMeeT HeJJOCTATOK: KOHIIEHTPAT C
rpa)uTOBLIM IIOPOIIKOM HEOOXOAUMO yIIapHBATH
JIOCyXa, YTO MOKET IPUBECTU K IMOTEpe JIETKOJIEeTy-
YUX COEUHEHUHN U UCKA3UTH Pe3yIbTaThl aHAIN3A.

Cxema 4. Bsedenue zpaghumosozo nopowrae 8
npoyecce copbyuu. B sTom ciydae CcOpOIIMOHHBIHN
KOHIIEHTPAT pPas30aB/Isaaud TPa(UTOBLIM ITOPOIIKOM
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HEIOCPEeICTBEHHO B mpoiiecce copbOruu. s sToro K
100 mr copb6enra mobasmsau 100 Mr rpaduToBOro
IOPOIIKA ¥ IIPOBOIUIN COPOIIMI0O B paHee BHIOpPAH-
HBIX YCJIOBHIX. BBeleHue rpauTOBOrO ITOPOIIKA
YCIIOKHIET TPOIEAyPy (PHUIBTPOBAHUS IOIYIEHHO-
ro cOpOIIMOHHOTO KOHIIEHTPATa, OJHAKO O0ecledwu-
BaeT PABHOMEPHOE PAaCIIpeielieHue ero COCTABIISIO-
[[AX, YTO ITO3BOJIIET HAMPIMYIO IIOBEPraTh €ro
nporeaype AJA. CremoBarenpHO, OTIIamaeT Cra-
U THATENIHHOTO TEePEeMEeIINBAHNSI COPOIIMOHHOTO
KOHIIEHTpaTa C rpad)UTOBBIM IIOPOIIKOM, KAK 9TO
IIpeAIonaraeTcsa B cxeme 2.

Paccmorpennbie Bbillie CIOCOOBI  ITOATOTOBKH
COpPOITMOHHOTO KOHIIEHTpaTa [JIf IIOCIeAYIOIero
HASA mokasbiBaior, 4To cxeMbl 2 u 4 Hawuboiee
IPOCTHI B BBIIOJHEHUH U O0ECIIEYMBAIOT IIOJHOTY
copbimu uccnenyembix aHanutoB. OgHako cxema 2
MMeeT [OTOJHUTEIbHYI0 CTAAUI0 MEXaHWIECKOTO
repeMeIuBanusa COPOIIMOHHOTO KOHI[EHTpAaTa ¢ Ipa-
(bHUTOBBIM ITOPOIIKOM, YTO MOKET BBHI3BATH HEKOH-
TPOJUpPyeMbIe 3aTPA3HEHUsT KOHIIEHTPATA, II0ITOMY
B JaHHOU pabore BhIOpaHa cxema 4.

Buvibop ycnosuii nposedenus 0y208020 amom-
HO-9MUCCUOHHO020 GHAAU3A COPOYUOHHOZ0 KOHYEH-
mpama. AHamTuTHYECKWe JUHWM DJIEMEHTOB HAaXO-
IATCA B OCHOBHOM B KOPOTKOBOJIHOBOM yJIbTpaduo-
smeroBoii obmactu crmekrpa. Copbent IM momnHo-
CcThIO cenmekTuBeH K P3M, mostomy mpu amaiuse
COPOITHOHHOTO KOHIIEHTPATA HE BBIABICHBLI MATPHY-
Hble BauAHuA. [Ipu BBIOOpE CHEKTPAIbHBIX JTUHUH
PYKOBOJICTBOBAJIUCH JIUIITb TPEOOBAHUSIMHU UyBCTBU-
TEJILHOCTH OIPEIeICHIs [IPUMECEL.

Bribpannbie Hauboee 4YyBCTBUTEIbHBIE aHAIH-
THYECKHe JIUHUHU IIPUMECEel IIPUBEIEHbI HIKE:

OHpe,E[eJIﬂeMbeI JJIEMEeHT Ananuruueckas JINHUA, HM

As 234,98; 278,02; 286,04
Bi 223,06; 293,87; 306,77
Cu 324,75; 327,39

Sb 231,15; 276,99; 287,79
Te 214,28; 238,57; 238,6

Tak xax copbar mpeuMyIlecTBEHHO COCTOUT U3
cepbl — JIETKOJIETYYEero BellecTBa B yrOJIbHOHU 1IyTe,
a As, Bi, Te, Sb, Cu umeT CpaBHUTEILHO BBICOKHE
IMOTEHITUANIBI BO30Y:KICHUS CIEKTPAIbHBIX JIUHHUH,
TO 11e/1eCO00pa3HO MPUMEHSTh JAOCTATOYHO TIybo-
KHH 9JIeKTPO 6e3 00TOYEeHHOM YACTH.

B pamkax manHo# pab0oThl IPUMEHSIIIA SJIEKTPO-
Il IUaMeTpoM 4 MM C PasaudHOHN TIyOHHOIM KpaTe-
pa (4,6 u 9 mm).

Hcxoma u3 mMacchl MOLYyIEHHOTO COPOIIMOHHOTO
KOHIIEHTpaTa IeJIeco00pasH0 HCIIOIb30BATH MAacCCy
HaBeckrn 30 Mr, mpu riIyOMHE KpaTepa sJIeKTpoia
4 MM HEoOXOAMMO TIATEIBHO YyTPaMOOBBLIBATE IIPO-
0y, Tak Kak IaHHAsS HABeCKa 3aIlOJHSeT ero II0J-
HOCTBI0. ITO MIPUBOIUT K TOMY, YTO ITPOUCXOIUT BbI-

6poc mopsaka 20 — 30 % npoObI B IepBbIe CEKYHIIbI
TOPEHUs OyTH AaKe MPU HOHMKEHHBIX 3HAYEHUAX
cunbl ToKa (5 -8 A). Mcmonb3oBaHue 3aeKTpona C
rIyOuHOM Kparepa 6 MM IT03BOJIIET AOOHUTHCA paB-
HOMEPHOTO IIOCTYILIEHUA KOMIIOHEHTOB IIPOOBI B
IJIa3My IYTOBOTO Paspsza, 4TO HPHUBOIUT K XOPO-
e CXOMUMOCTH Pe3yJbTaToB. B aiexTpoze ¢ riy-
6unoil Kparepa 9 MM mpoba 3ameraer Ha TIIyOUHE
mopaaka 4 MM OT Kpas, YTO IPUBOAUT K HEPABHO-
MEpHOMY pPas3orpeBy IIpPOOBI M, COOTBETCTBEHHO, €€
MOCTYIUIEHUIO B IUIa3My. B c¢Basu ¢ atuMm BBIGpaH
9JIEKTPO], auaMeTpoM 4 MM ¢ TIyOMHOH EKparepa
6 MM.

IIpu BBIOOpPE CHIIBI TOKA WCCAEIOBAIHA KpPUBbIE
BBITOPAHUS TPUMECed W WHTEHCHBHOCTH AHAJIWTH-
veckux nuaui. [Ipu cune Toka 8 A mocrymierue As,
Bi, Sb, Te u Cu mabmomaerca B mepsbre 10 — 15 c.
YBenuuenvie CHUIbI TOKA MPUBOJUT K yMEHBIIE-
HUI0O BPEMEHHU IPeObIBAHUA HCCIEAYEMBIX JJIeMeH-
TOB B IIa3Me AYTOBOTO paspsna, Py 3TOM HabIo-
Iaercs yXyAllleHHe YyBCTBHTEILHOCTH OIpejesre-
Hug mpuMeceii. Ha ocHOBAHWHM KPHUBBIX BBITOPAHUS
MpUMeced ¥ WHTEHCUBHOCTH WX aHAIUTUIECKUX JIH-
HUP BBIOPAHBI CIEAYIOINE YCAOBUSA aHAIN3A: CHIA
TOKa — 8 A, MEKDIJIEKTPOSHOE PACCTOSTHIE — 3 MM,
BpeMs 3KCIO3UIINH, B TE€UeHUE KOTOPOTO IIPOHCXO-
IUT TIOJTHOE BBITOPAHHUE BCEX HCCIEAYyEeMbIX IIpuMe-
ceit, — 20 c.

Jna momydeHHWs [OCTOBEPHBIX Pe3yIbTATOB
JTADA Heobxommmo, 4TOOBI COCTAB OOPABIOB Cpas-
Herusa (OC) 6bLT MAKCUMAIBHO IPUOIMKEH K cOCTa-
By aHaIM3upyeMbIx mpob. (g 2TOro 4mMCTHIH cop-
6ert JJIM cmernuBanu ¢ obpasiamMu CpaBHEHHUA HA
rpadguToBOM mOpoIIKke B coorTHomrenun 1:1 (15 mr
cop6enra:15 mr OC ua rpadguroBom mmopoiike). I'pa-
IYUPOBOYHBIE 3aBUCUMOCTH CTPOUIHU C HCIIOIb30Ba-
uueM cepur OC Ha TpaUTOBOM OCHOBE C COfep:Ka-
aueMm As, Bi, Cu, Sb u Te B maTepname 3 - 105 —
110! % macc.

B pesynbrare mpoBeeHHOTO HCCAEOBAHUA BhI-
Opaubl ciaexyoomue ycaoBus JJADA copOLuOHHOTO
KoHrenTpara npumeceit As, Bi, Cu, Sb u Te B gua-
nasoHe KoHmeHtpamui 3 - 10°-1-10"! % mace.:
Macca HaBecku — 30 Mr; aymeKTpon nuaMeTrpoM 4 u
nIyOuHOM 6 MM; peskuM paboThl TeHeparopa — IIo-
CTOSTHHBIN TOK; CHJIA TOKA — 8 A; aHAIUTHYECKHUIH
IIPOMEKYTOK — 3 MM; Bpemd skcrosuruu — 20 c.

[TpoBepKy MpPaBUABHOCTH TMONYyYAEMbBIX Pe3yilb-
TaTOB MPOBOIUIN C MCIOIB30BAHUEM CTAHIAPTHBIX
00pasIoB CcOCTaBa W ITOCPEICTBOM MEKMETOMHBIX
cnwuenuii. B KadecrBe mpumepa B Tabiauile mpe-
CTaBJIEHBI PEe3yJIbTATHI AHANH3a OKCHUAA HEOauMa
riociie copbruu S,N-comepskarium copbertom S M.

W3 mprBeeHHBIX JAHHBIX BUAHO, YTO PE3yIbTa-
ThI, Toaydernbie metogamu JJADA u ADC-HUCII, co-
[JIacyIoTcsa MeKIy co00# M ¢ aTTeCTOBAHHBIMH 3HA-
yeruaMu. OTCyTCTBHE 3HAYMMBIX PABTUIUN PesyJIb-



14 «3aBojackad Jaboparopusda. [[marnoctuka marepuaaos». 2018. Tom 84. Ne 11

Pesynbrars! aHanusa craggapTHOro obpasia okcuga neoguma (n = 4; P = 0,95)

OmnpenenaeMsrit Maccosas gona x + 1,96S,, %
ArrecroBaHHbIE 3HAYCHUS
SJIEMEHT ITABA ASC-HUCIT
As 0,00047 = 0,00013 0,00048 = 0,00007 0,00050 = 0,00005
Bi 0,00061 = 0,00017 0,00059 = 0,00008 0,00065 = 0,00005
Cu 0,0089 * 0,0017 0,0091 = 0,0012 0,0090 + 0,0008
Sb 0,00051 = 0,00015 0,00046 = 0,00009 0,00050 = 0,00005
Te 0,0075 = 0,0015 0,0081 = 0,0012 0,0080 = 0,0013

TaTOB, IOJIyYEHHBIX IPEACTABACHHBIMA METOTAMU
MpY aHajuse Mpob M3 PACTBOPOB WM W3 TBEPIOH
(haswr mociie MpUMEHEHUsT TPYIIIOBOTO KOHIIEHTPH-
posauus As, Bi, Sb, Cu, Te ¢ wucmombzoBanuem
S,N-comep:kariux copOeHTOB, IIOATBEP:KIAET Q-
exruBHOCTE TprMeHenusa JJAJA nua PSM u mare-
pHAaoB HA WX OCHOBE.

ITo pesynbraTam MpPOBEIEHHOTO HCCIETOBAHUS
paspaboTaHa MeTOAUKA XMMHKO-ATOMHO-3MUCCHOH-
HOTO aHAIW3a WTTPHS, TAI0IUHNSI, HEOIUMA, eBPO-
Mus, CKAHAWSI U UX OKCHOB, BKIIOYAOIIAS TPYIIO-
Boe komnenrpuposanue As, Bi, Cu, Sb u Te ¢ uc-
ronab3oBanueM S,N-comep:ralero KOMILIeKcoobpa-
symomero copberra M u mosBossOIMIAA IIPOBO-
IOUTH IYTrOBOE ATOMHO-SMHCCHOHHOE OIIpe/ie/IeHue
npumeceir B umHTepBame 1-10%-1-102 % macc.
OTHOCHTENbHOE CTAHJAPTHOE OTKIOHEHHE Pe3yiib-
TATOB aHAAW3a 10 Pa3paboTaHHOW METOAUKE CO-
crasisgeT 20 — 8 % COOTBETCTBEHHO.
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